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=S o))

7ol Aol M, steka 19 Aupaetd o] shehy Vie] Aupietel GRFEA HESe 8 5, &
Aol Fuz EeE PCT &Y HE W0 2004/071456 A20 ZNAIE wie} o] Af =3 Wy o8 3T
T St

2 G AE BERLY EFRLYE ) ARsel olshs ol ola) shehy e

2 Al o
718
3l7] AAldol| A, HPLC AZrEZ# ™ =HL Z0RBAX SB €18 4.6X75 mm, 3.5 im, = Hypersil ODS 100x4
mm 23S ARS-EFe] AGILENT 1100 oA sFia, F&she vie)l 22 0.1% A4t FEA (LA A)/oMAEYE
A(&dA B) E¥EZ, A& 9 240 nm, % 1.2nl/min 2@ FF 29 10 @E NG, ZH 22+ 25
Cola, A8 2%+ 5THT
HPLCO 3}7]1¢] Ful =338 x}-g31gith:
A7 () L24 A (%) L2144 B (%)
0.0 50.0 50.0
5.0 50.0 50.0
25.0 5.0 95.0
34.0 5.0 95.0
35.0 50.0 50.0
40.0 50.0 50.0
ol ZAs A AF Azre 31719 T
RT/ % RRT
Aul2ElE 3] EE A4 5.8 0.55
RS ENoc] 8.3 0.78
Alu el 10.5 1.00
o8| =2 -4l vpElEl 16.3 1.55
Alvl 2~ elgl-o] 24 27.3 2.59

A 1: ZHAEE A Zzsdolu=g] A=

ZulA~EE(10.1 g, 25 mmol)S A2 Aolw(2.6 g, 3.0 ml, 26.3 mmol)¥ EFN(25 ml)e] =3 &0 e
Al71aL, o] ¥kE EFES 80T ~90Te L2 7lE3te] &S AU, o] 8IS o] REgA H& FH7]8)
of 5 AIZF & wwkele] RES-S HAA7|AL R2ulAEHE AS 2RI EE xEeeE §9S AT

AAd 2: HA(IMS)-ZHIABE A28 ol =9] A=z

AN e 104 AL ZHlAELE A|EF RN EE E8Els S O&Cﬁ}‘?ﬂﬂﬂ 2 421(100 mg, 0.5 mmol) %
ﬁwuﬂ 2 0] A 2FH(HMDS ) (6.03 g, 7.8 ml, 37 mmol)<S H7FkSith. AAE Wb TFES 30T ~40TY %Eoﬂ
A ZF Eob wukele] A7) wh3-S QbAA 7| AL B A(TMS)-ZHFAENE A|FR2IAn = z3slE Bhe 3=

.
oot

o2y

=

AAle 3: HA(INS)-ZHEAEE Az doin| =9 wWEst

AR 20] 4 DL HIA(INS)-EHIAEE A SR =S F H 55 THF(100 ml) & 32 A7) 3
-30C~-40C9 &E= %47‘/\17%} A B97Istell 7] SXolA wnksliA o] vk E3kEo] #E rloli
4iﬂo}u}c(6o ml 2 29 &9 120 mmol)E H7IEAY. H7} =, Ay me FFES 30T ~-35CNA 1.5
Az For A&zt sk, Tﬂr—a o] ZIFES 50CE YZA 7|, 82=3WE(8.9 g, 3.8 ml, 62.5 mmol)
< HA7FESTH(o]l ¥, 257 4CE F7He) . L us, A7) v EFES -30C~-35T9 2504 1 Azt &

lo
o
m?(_:
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-10CE S7A171aL, A7) dbg EFES o] &XoA] 30 &1 wRks t& E(50 ml) &
71%0l 1 M 94 &A(150 m1)S ¥

AA ) 4: 2uprelEl WAolu]=9 Az

94 g, 3 ml, 27.5 mol)3} =725 m) e} FFEel = %Emuo g 25 mol)& AEAY]L,
d EFES 80T ~90TR 7Hdsto] &S ATt o] A3 o] 2=olA i E87|tel 4 AIRE &<t

ﬂﬁﬂ@]&%&%ﬂylb,gmiq%lﬂ1}ﬂgggﬁﬁH%%ﬁ%j@%q.

M,
o
9
e
' ©
©

AAd 5: HA(TMS)-Znl2eld -l Aol = o] AF

Ao 4ol A & 2ulxElEl wldoln =g X 3ete BhS
2 (HMDS) (6.03 g, 7.8 ml, 37 mmol)& H7}sdc}t. =L ¢}
o]CH

o1 ARE 5, wbg ESbee] TICR HEd 22 24

AA 4 6: HA(TMS)-ZulAElE wlZdolm =] Wes)t

5o 22=(25 mg, 0.1 mmol) & SAHE L] A
S o] HS TFES A2oA 1 A7 FoF uwkslg]

Ao 5elA] A& REE EFES THF(S0 ml) 2 EF4 (50 m)o2 FAA7]a, Ah E7|ste] dEZd
(8.9 g, 10.3 ml; 125 mmol)& H7tete] EFES AAvh. 2 o3 A7 EFES -60CE AA . 225
-50°C ~-60CollA A8t HA n-%€ 25 (78 ml; 125 mmol)e] |NG 60 AA A7 st H7F &, o] wh
S EFES 30T ~9F 40Te 2%0A 2 A 5ok A& stk o ts A7 EFES 50C~-60CE
WA T3, A7) EolA 22 =3 El(8.9 g, 3.8 ml; 62.5 mmol)S ¢F 10 & AX Hrpsta, = ¢ o]
WS 2355 -30TC~-35TolA 1 A|ZF &9t ks, A7) =5 -10CE S7MA7]aL, A7) vh8 &3E
S o] £XoA 30%7F wHke Tl E(50 m1)S HUFstY 2719 T& AT T B F, frISed W A
|9(100 mD)& ¥iL, o] EFES 30 Bk wksigltt. 1 v, & oA EEit. £F By ¥, §71F
< E(50 mD)E AFHsta FFstel FFAIA AulsEd 3| =F5AAE o= fRAE FAshe 2U(eF 15
g2)S F53IY

AN 7: A AR % ekl Az

e 69 2dE HERS(120 mD)oll &aAZTE. o] & E(80 ml) F FASIUIEF(6.4 g, 160 mol)S F
74shal B (75T ~80C) oA 4 AlZE St wnkalolch, 1 b doizl S-S HFste] 1A e §5
o gig Awton FHAAY. o] ¥F ELES 5TE YA, Fa FEAS Hste] pIE of 72 2A4
shalth. ol" obAEHO]E(175 ml)E WL, plE 3~5= XA, 1 tF, FF& wEste] TS WeE
(50 m)E B A 71aL, drYol =8N (6 ml)S H7Iste] plE 9~112 ZA ).

°of 71 FHwe WAMNM WAL, FA =dE s, oE opAEClER AFstal HAZAA HPLC
of ogt 97% WA FEE AvtiEY JEFEF9.3 g, L BAS VFOR 8% &, Brl=EE)S F535

At
A e 8: AlulAElE Y A=

S =S A EFAN(BHT) (0.08 g)o] EAI8t] EF<M(300 ml) & AWF2EIR AREF(6.0 90 & AAE -
28 5718 ol&dto]l A E87Istel 2 ARE w5 @RARY. ERF -, A7) ks E9ES 85T ~90Tl
A 3 AR EqE wRbEGit. O v o] Bbg EdEs SEAIA dxste] A ARes A

1T 7] A ZARES SF 60TelA EFM(20 mDell &3iA AT o] &9E £(0.3 g)o&2 At
oAFste] =S AL, 2 89S EFAMU nDe2 AHSY. 1 vF A4 dt, 2=, Hs 2] #
&5 %$717P THIE 47 S vbe EEkadel Y] &S AR, o] &5 oF 60TE rpdstar, uuk

6l g o

4 3 v A7) kg EE S 1.5 AIRE el 0T
~5C= %ZM 71aL, 01 selgol AZE B3] A4l mDS 1 ATl 24 Hrlein. O vus A7) &9
gE o] 2roA T & AR shat al EF<)(0.007 g)& 3
frale B4 nD)3} 4t ol AZ=AA 98%(HPLC) Y +%=

@)
2 AAEE(5.0 g, Y 224E VIEoR 90% &, AvksEE

: 4
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S
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